S-2

Screening of Additives
Additives (4 equiv. relative to 9) that led to no or only marginal (< 5%) conversion after 8-18 h reaction time: a All reactions were carried out in toluene at 80 °C on a 80-100 mg scale unless stated otherwise; small amounts (< 5%) of the acyclic and the cyclic dimer derived from 12 were also detected in the crude mixtures; b isolated yields; c 600 mg scale; d 300 mg scale. (21.7 mg, 19.6 µmol) in toluene (4.9 mL) and the resulting mixture was stirred at 80°C for 24 h. The solution was cooled to room temperature and filtered through a short pad of silica, the filtrate was evaporated and the residue purified by flash chromatography (hexanes).
S-4
Residual 1-phenyl-1-propyne was removed under high vacuum to give pure diphenylacetylene as a white solid (66.5 mg, 76%). The analytical and spectroscopic data are identical to those of a commercial sample. 16 in toluene (3.7 mL) was added. The mixture was stirred at 80°C for 3 h. After reaching ambient temperature, the mixture was filtered through a short pad of silica, the filtrate was evaporated and the residue purified by flash chromatography (hexanes/EtOAc, 15:1) to give product 16 as a colorless oil (19.8 mg, 76%); the product contained traces (ca. 5%) of triphenylsilanol which was removed after the next step. (br, 6H).
Crystal Structure Determination
Definitions: -10  0  10  20  30  40  50  60  70  80  90  100  110  120  130  140  150  160  170 f1 (ppm)
